The presented spectra serve as an up to date reference for oxygen free metallic Sb, which hitherto has been typically overlooked for analysis with the latest generation of photoelectron spectrometers.
For both proof and clarity of the absence of oxygen, Fig. 1 shows closeup sections of survey spectra from the presented data and Sb-containing oxides, which, due to weak Auger features close to the O KLL region, may be mistaken for oxygen. History and Significance: The rod was one of the many stored in a screw-top glass jar for an unknown period of time. Spectra were recorded as the basis of reference spectra for oxidation and valence band studies.
As Received Condition: The rod was approximately 50 mm in length and 5 mm in diameter. The appearance of the rod was a dull gray color, indicating surface oxidation.
Analyzed Region: Center of the host material Ex Situ Preparation/Mounting: The sample was cleaved using a sharp blade after immersion of the rod in liquid nitrogen. The cleaved area was a lustrous silver color displaying a highly faceted area. The cleaved sample was wet polished using SiC paper until a visibly flat surface was obtained. The sample was subsequently rinsed and further ultrasonically cleaned with iso-propyl alcohol. The cleaned sample was mounted onto a sample plate using double sided conductive carbon tape.
In Situ Preparation: 4 kV argon ion sputtering over an area of 4 Â 4 mm. Cleanliness was assumed once no O KLL signal was detected in the survey spectra or notable contribution of antimony oxide to the Sb 3d spectrum. Asymmetric peaks were used to fit the Sb 3d core levels, while Gaussian peaks were used for all other levels.
Quantitation Method: Atomic concentrations were calculated in CasaXPS using Scofield sensitivity factors with an energy dependence of À0.6.
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